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AREEE pKa
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IR DERIES] (PDA. UV)

T —l-..__'—.-

N3 OD“S RT3 um or 5 um Eiifgfiﬁﬂ =
Do LAPA4X: 4.6x150 mm 2.1x50 mm. 4.6X50 mm
ZENE: 7 NIV +HERER
EE4EY)EE: 10~50 mMU>EE
ISEMYIE: 10~50 mMUEEEENRPpH7
JiR: 1 mL/min
s 1 mg/mUAEE O A Z1 yUEA
f&t: PDAT210~400 nm

CERI

XUy REFEOIRA> b = ODSHI A, BEHE. skl
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ADTIIE
-: . ST - . g7
. BUK4AEE/ERA : . KB EYER
'S :;e o, o q
:quEW% : :
o° o °0 0° FEIVRIwEL ) °0

EEAHEYD >3 /)-IE

o ©o0g © © ©
@)

-

©
0000000000 0000O0O0

I RFrYE I HA+1EE

— RIFOZE). E-IRARDEIL. MAEDRT




JASIS 2013 #i%itiERiAs

CERI

D5 LT35> RODIE

-i'-_____-_

SREMTEMEFLVIF-B)O—F D

L-column2 ODS

J\JLEJ345 k6 4/\7 H8“9 N

Brand AOODSHZ A
6

1 2 3\ 4 5 7 8 9
Brand BOODSHZ A
J 1“2 “3 “4 ‘\ 5 J\ 6 H7 8/\/\f
L | L | L | L L
10 20 30

0 40

20

[ Analytical conditions ]
Column: C18(0ODS), 5 um
Column size: 4.6x150 mm
Mobile phase: CH;CN

/25 mM Phosphate buffer pH 7
(60/40)

Flow rate: 1 mL/min
Temp.: 40°C

Detection: UV 220 nm
Sample:

J1xVJ1ir>>
JO00MVII=3=>
~NZOus>
TIIERIZY
SIIZIESUY
INEDOILEDUD>
ErOF>>>

PATFZV-=)

Taxas>

VONOUAWNE

DI LADEWNCEOTE—IRANKEI(ERD

— IDEMEEER DT AFXAVY RHEFERFRIOFEHEICTED
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CERI

DA R0 HE

MIF4E: 5 um
H5 L4 X 3.0x150 mm
FE: 0.4 mL/min 3

1

! JL]t

[ Analytical conditions ]
Column: L-column2 ODS
Mobile phase: CH;0H/
25 mM Phosphate buffer pH 7 (15/85)
Temp.: 40°C
Detection: UV 260 nm
Inj.vol.: 1 pL
Sample:
1.7)745> (60 mg/L)
2.9)THE-)L (30 mg/L)

1
3 e — < 3.70#50-)b (30 mg/L)
*M%'f%- 2“|~|m in mot;Ie phase
2 LA X 3.0x75 mm System: Agilent 1200SL
FR: 1.2 mL/min
NILIAS . . i y;
- E) N@) RS
5um  14.9 11300 2.50
- 2um 2.7 10900 2.24
S N S B o RIFIERT; N: IBRERE Rs: EHE
0 5 10 15

RIS TEE COWMIFRIZ1/6F TRIETES

10
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ODSAZLTHBRELIRVNESE(E ?
C8A7.L
> BHEBIELLEN NSNS DS BEONE
> BOKIHEAV NS0, RIEOAEMEEIOS BRI

CERI

C6-Phenylh3 /A
» SEIER(CEYIPAIE R RO D BN
> [FIKTENNELVE®D. RIFOXREZMEEYIO AT EI OFSHE

11
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CERI

(ZEREDIZEL)
AD37 I E C6-PhenylE

N

W IDFRrvE s
© CH- or CHs

e 0

© S

SUNTIVERE

ODSAZA

8!\%

C8h3Ls C6-Phenylh3 A

> ODS — UKIEREAF

> C8 — KB EER

1(X)

(E

)

» C6-Phenyl — FR/K A BAE]

() + - 7ABEER (Y

12



C8AZAlCL DB DCZES

ot R [ Analytical conditions ]
— nalytical conditions
RS(2,3) 3.75 4 Column: 5 pm
Column size: 4.6x150 mm
\—-. Mobile phase: CH;CN
23N 5 L-column2 C8 /25 mM Phosphate buffer pH 7 (30/70)

i Flow rate: 1 mL/min
\ Temp.: 40°C
L ' /| Detection: UV 220 nm

Inj.vol.: 1 pL
Sample:
ZIEUR
F3I5z>

NoFeF>
4 L-column2 ODS ety
2T 5. T:E:‘:-'jto)
5 6 6. NSYRY

System: LC-10ADvp series
NI (Shimadzu.co.)
L M

I ! | ! | ! | ! J
0 10 20 30 40 (min)

AT EF R DR
TII520 . \NOFEF 0NN RETS

1

W=

13
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C6-PhenylHS AICEZ D BOWER

[ Analytical conditions ]
Column: 5 ym
3 Column size: 4.6x150 mm
L-column2 C6-Phenyl ) Mobile phase: CH5OH/H,0 (50/50)
1 Flow rate: 1 mL/min
Temp.: 40°C
Detection: UV 210 nm
L Inj.vol.: 2 pL
Sample:
NO, 3 1. Zhan>t>
2. m->Z ORI
/@\ > 3.1, 3, 5-MzpOR>E>
System: LC-10ADvp series
02N N02 L'COIUng ODS (Shimadzu_col)
1, 3, 5-MJ=hOR>E> 1
| 1 | 1 | 1 J
0 5 10 15 (min)

—_POEQZMESYIORFFMENNL. SFHIENPFERT D
L BOKEDRD AAAROEBFEEDRT
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C6-PhenylHS AICEZ D BOWER

"""'-——__._ _._-L—--""

Dﬁjﬂ*ﬂi)@ﬁ%@#@ﬁ*ﬁ { Analytical conditions ]

Column: 5 ym
Column size: 4.6x150 mm
L-column2 C6-Phenyl Mobile phase:
CH5;0H/20 mM H5PO, (10/90)
Flow rate: 1 mL/min
3 Temp.: 40°C
Detection: UV 294 nm
Inj.vol.: 2 pyL
Sample:
1. ANFE4) A
2. AN#EY) B
3. LinooFgs>
L-column2 ODS System: LC-10ADvp series
(Shimadzu.co.)

H
HSCﬁ/\O (\N/CH3
N NJ
L " 1 " 1 HO |
0 10 20 (min) I P 3. LRooFyy Y

ODSHILERSEMAFT, DEENCRET D
BB MEVSENE TIRFTHETRD

WNMWM

15
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LC-MS/MSICL DD Ek/\FI—>DIE L)

e ——

CERI

T

Ne— — P
/ L7 7 ,E\ E. =ax B LH /IJ\\75 / }
000 Da om Sample 7 {(pos 1000ug/LO0T) of Datal 2 Spray) cps.
2 20es
2
2
£ zoes
1.0e8 Aj\
3.07
o.0M
E M [ s 10 1z 14
uuuuuuu
[ B 0 of ~MRM (24 pairs): 146.100/128.000 Da ID: 3+¥JCu from Sample 7 (pos 1000ng/L00E) of Datal2 C8-FPhenyl wiff (Tu Max. 1.824 cps)
B zo0=s
é “.---...‘ “‘--- o et “‘-- v, R . ."
- Z.0es - . - “ - 0‘ 0‘ o A
Q Q Q D
. . ~ . ~ . . .
- . - . - ) -k [}
1.0e8 H u H u H " =3 =
= . 3
Tz 4 e ¢ " 10 *y 12 o 14 * 18 . 18 20 e °, zz . 24 E]
Ceaaaust 7 teng.ast Fhace wise * Ctaaass®  ‘tailes®

B XIC of +MRM {24 pairs): 146.100/128.000 Da ID: T$¥YCu frem Sample 2 (pos1000ug/LO02) of DataFO70 1.wiff (Turbc Spray

5.0e5
= 40es
E enuny
£ 2ges ** .0‘
E R X
2.0e5 & .
2.0e5 | . o
L] .
1.0e5 | . 5
410 ﬂ\ ) 1res A K
o.op v +
E) Py P s 10 1z 12 18 18 20 . s

23 24 -
ST

........

Y5 CLC-MSO—BE DT DHZS . ODSHZLAWRC8HTLELERTCE-
PhenylhS ADDEE)IA—- W REKERD
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CERI

1.2 ZEtE

T

BENHDESE

L%EHPLC@%&EME(&E%/ BIEREKRDESULHEONECAHN
oY RS

BIBEER

> 7NV XF =)

KR

> K| IRER. A A ITEEE

e R (IEFR I EYIBORIEELTERT D

A A RE(FE - TRARDO BV ERRH MV B O RIF OV ARRR
EY)EORERISHRIILTERISD
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T,

[ -
a—

B ENHD

S SIE

> 7z

— J7

BB

NIV BT AFEPUVIRIAME W
—ANFI( A 3 umELFOAS AICEE

> XA =)L UVIRIAHD, hoAEHFEL

— UV 250 nmU EOEE
» TRSEROTZY: BHEAEKEFVN, PEEKIEIIEZ R EEES
— SRNNEHURVNESD, DB/ -20EE
» (V7O I5)-)0: isHEDEREVD, B3 AELFV
— SEINBHURVNEED, DEE/Y->DEE

HPLC,

YR

E.

195

DEOD%EW(LJ:D JA XDOARFEIN RS
> fl%ﬁ’f&d)v' NSEROJSUICEEZERITHEIBHTHISHEINTLDS

CERI

18



JASIS 2013 #i%itiERiAs

1

)

CRZNILEXT =)

T

7 rZRJJL/20 mM U2 EE (35/65) A5 )—=)/20 mM U itE (35/65)
Tz 2BTE
J1/)-=)l
J1/)-=)b
7 BBETE

IL U

o 2 4 6 8 o 2 4 6 8

[ Analytical conditions ]
Column: L-column ODS, 5 um; Column size: 4.6x150 mm; Flow rate: 1 mL/min; Temp.: 30C

—

e ——

7ERZNIVEGETOR ) EXT )= (TO M%) TERIER N
N3ZENHDD

CERI

e

19
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— -

TR AR

CERI

——

BARCEE M SIEEZ IR LR HRIRUICEF(C. pHOZA L Z#EFIT D
VERZzE DB Rz, fEER(buffer solution)&LYS

99f% + HIZIEH  H3;PO, & H,PO,-
(S91EE + H1gf8 NH5 & NH, )
Bl: V> EESRERR(pH=1.83{IDELE)
H;PO, & H,PO, +H*

B ERNMEICET

—

e

> SRR HASIEREN T (1: 103N EK)

> pH ' §5EEDpKa+H#I1DEE

H

20
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UDBEORER]E. FFRFREIARRDIFESR

CERI

(U>EEDpKa 1.83 6.43 11.46) Cl)H
100
HPO H,PO, HPO 2 P03 HO—I|3|—OH
80 O

§\VARRY; \/
b A A
JANEVANYA

20

LN /N /A

1 10 11 12 13 (pH)

FEZR(%)

U BEEEENR(EpH 4L pHOA TR EREZFFITARL)

21
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—

WARHPLO TSN 3 A IEER

e

s NE! MS pKa BxhieEEnHE | HEREHEA
NJTJLA OIS O <1.0 0.02~0.1%
TR O 3.54 2.5~4.5 | 0.05~0.5%
BERS O 4.76 3.76~5.76 | 0.1~1.0%
ERETVEIA O | 9.87(HCO,) | 8.9~10.9 |5~10 mM

9.36(NH,*) | 8.4~10.4
6.11(CO5%) | 5.1~7.1
7ET O 9.36 8.4~10.4 | <10 mM
R 1.83 5~50 mM
6.43 1~2.8
16 5.4~7.4
RO 9.24 8.2~10.2

x MSOEZDIEEEEFH (FpKa+1 T, BE(E10 mM(0.1%)ATF

(RIOXDE ., RMEFEESESRED)

22
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CERI
vl N — 4 > = N=D87:
RETREOBEDILE (FAEDEZE
A) 20 mM KH,PO, (pH 4.4) B) 20 mM EFEEEET (pH 4.4)
7t RZNJJL(75/25) — BERERL 7t RZMJJL(75/25) — $E&EREDD
1 ©* Fons
/112}_% 2 BER 2. AFILISAY
H A ﬂ ﬂ A
2 pLL " t
5pL__ ] 7\ rﬁ L ﬁ
6o 2 4 6 8 100 2 4 & 8 10

[ Analytical conditions ]
Column: L-column2 ODS, 5 pm; Column size; 4.6x150 mm
Sample: 1. ZE&E(100 mg/L); 2. XFILIIGAR>Z (100 mg/L)

%Ei““b‘?ﬁét
» ZEEBOE-IHVITFERL
> SEAZE(CIO TR EERORFRFENZELAL

23
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CERI
= EIBe DB O LR (BIRE
A) 20 MM KH,PO, (gmun,) | B)20 MM BEESEER  emumn)
OyNED | ZEEHORSE DEE | BEBEHOREEY SETE
E4311 3.725 19.52 3.117 26.55
E4312 3.541 18.79 3.059 26.38
F4313 3.636 18.75 3.123 26.40
CV (%) 2.53 2.28 1.14 0.354

[ Analytical conditions ]
Column: L-column2 ODS, 5 pm; Column size: 4.6x150 mm

Mobile Phase: A)20 mM KH,PO, (pH 4.4)/CH5CN (75/25)

B)20 mM Acetate buffer (pH 4.4)/CH;CN (75/25)

Inj.vol: 2 pL
Sample: 1. ZE2&E£(100 mg/L); 2. XFILITSR>(100 mg/L)

EEREDRVVSENIE T, AFEHEM B OFRIFIEHEPDEIE OIS
DENAKERB

24
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CERI

AAXFHIOY NI T4 —

(|:4H9
N Y -
2V Calle™ T CalM Br CHs  G,H,
C4Hg \ /7
R—SO5 Na* \ > R=SO3" N
FNSTFILFEZIA(TBA)TORA K - H/ CaHs
pHZER4(CLTE. 479
Rt ZB2en o
TERL) AAXIHZBX
- BaZFI5HLIDOT
BIUERT S EZILAAS KD ELN T3
R -
12 X R—SO; Na* ITZ "
Rl_N+_R3 > R_SOS- N+/ 3
o PILENRIIS B F NI Ly AN
) Ri Ry
pHTHRREZHNZ DL

(FTERW N
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e .
e —

CERI

AA X

N

MS | FI w2
PIWEIWZIVRBEFS | x |CH,,,;SOsNa  |3=n=13
DL RERBENEVEKITBIFIT
N-RF)UEREE N | x | C;,H,s0S05Na | ZKISEIF™I O
L(SDS)
BIEZEEF ML | x | NaClo, BRRENEL
)= ADEFES O |CF,.,,,COOH |1=n=7

AT LAIFRELP I

FNSTFILFUEZDA | x | (CuHg)N,H,PO, | Cl. BriaEniEns3
INATJ7—NTBA-P)
STIEINTZ O | (CHyppq),NH | 3=n=6

* SREEA—D—DBA A IOY N T4 —AOHENFETTIN TS
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BRI YN B DD DI ENE

B EFZ &)

> BN E " IERRREDIRRE T OMTI D
Ay : R, SRI=E0EIN
FXUwR: RU

ST AVIEISENE (HBELBLIEE)
> BB SRR RIETHHTT S
Xy b IEEOE

FAy I DS LOBAE, 5, EfEBORH

AAFHIOY N ZT4— (RIFOFFLES)

> BEEEL CLVSERIEVIE(C. A A XIEEZARNNL . A A X ZHES
¥ CEEACRIFIES
Ay RIFOIBNN. E—-IRAROM £
FAYY R DI LOERME. FAENIEH

ERI

—
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JASIS 2013 Fhr¥fitianBAS \
e _ CERI
R4 B DFRENR DpHEX E

| EEROPHICL IR EEMOMER . JRERIREEDTFIEER

100

T

1 2 3 4 5 6 7 8 (pH)

BEEYIER (L. pHHV NS W E(IIERRBRIRREN S <TF1ET D
AREE,. FFAREHIARBDFER(IARIFIFEICEE T AN TEENRD
pHIF LEYIDOpKadkD2l_FEENIZEOHNEFLL)
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CERI

RELROpHERITFIFE]

pEBt T Eh IFRER AN CREE I NIE

[ Analytical conditions ]
Column: L-column ODS, 5 um
Column size: 4.6x150 mm
Mobile phase: CH;CN

/25 mM U EgiE @R (25/75) (OF)
Flow rate: 1 mL/min

Inj.vol.: 1 pL

Sample: ZE&ME

(CE)pH 4.40LE(SHFEE R ENRZ (LA

EENROpHERFFIFE

pH  RIGESRE]  AERHIARE

2.2 6.65min 1.0%

4.4  3.08 min 61.3%

RIFEFEI RS
— pH 6.7 —
pH 4.4
pH 2.2
-
- L
0o 2 4 6

6.7 1.85 min 99.7%

LEHBREIL. TNICEDETRIFNEDD

REROPHICEDAFEEY

FAMERSBNAE TR R REENIFAZREDIRRE THATLHRIFHNIAE

29
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LAY

Z

14

ENE DA A XTI

CERI

INI5T4—

L .J

10

1. a-FIM=ILAL

[ Analytical conditions ]

Column: L-column2 ODS, 5 um

Column size: 4.6x150 mm

Mobile phase:

CH5;CN/10 mM TBA-PO, in H,0O (45/55)
Flow rate: 1 mL/min

Detection: VIS 430 nm

Inj.vol.: 1 pL

OH
HO O NZNOSO3Na 0 NzN@sosNa

e 2. T2YRALS DT

ZNOSO3Na

3. 72YRAL>S5

A ARSI R ELEEARITNE LTS
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2 TYIE DD OISO ENIH

BARZEZIlE

> IBR MY E RIS EIORRR T OIS
Ay 35— )L ORFEEZIFL
FAYY R REE BRER0R

ERI

T

—

1~ 557)L DI BN

> BRIV SZAFRE~ IFAFRES B TTIARE T OIS
Ay {REF, BEEOE]

FAYR: S5-IV OFEEZFPIT ATADSHIL

AAXHIOY N TT4— (IRFFOFFLES)

» A AN EHEZRINL., IBEMEME LA A M2k CEEE
([CARFFSES
XUw e ARRFOIENN, E—SRzR0OM
FXyk: S AOHFFL. TN EM
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I8

TF

4

BOBEE

BEIETOI

>35)-) IEfREK
JO7J7.)0-) fEEt

N: IBEsmESE

[ Analytical conditions ]
Column: L-column2 ODS, 5 um
Column size: 4.6x150 mm

Mobile phase:
CH5CN/20 mM H5PO, (30/70)

Flow rate: 1 mL/min

Temp: 40°C
Inj.vol.: 1 pL
SRBEE Sample: J0J3./0-)L
1000 mg/L N=4000 N
50 mg/L N=10000 s
J073./0-)
I I I I | pKa 79.45
2 4 6 8 10

87 $EB
5'/ =

RIS ENECES S/ —ILED

3 — S0 T

(7230 ERIDRENNREVEE —IRARNERD, SRIFIRFRIHAEC

ERZ R0, E=INSv-=T
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= TVIEOPEREE TOIT

_— = —

>35)-) BRER [ Analytical conditions ]
J075./0-) s Column sizes 4.6x130 rom-
Mobile phase:
CH5CN/25 mM U B&#EENR pH 7
_ (30/70)
N: IBsmEs%
Flow rate: 1 mL/min
T : 40°C
SRR Injvol.: 1L
1000 mg/L J LN:]_ZZOO Sample: J075./0-) N
50 mg/L . N=12000 YW e
Jo73/0-)
| . | ! | ! I . | pKa 79.45
2 4 6 8 10
4R ENAE T (ZERIDRE (CLBE —IRAR PR IFERIOZ(EH
A(A
- IRFrvE N TEDG S, BV ERERE. BfR=0IEl
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= TVIEOPEREE TOIT

"'--—_-_._ ——

:/51—”/ ﬁ@%ﬁ [ Analytical conditions ]
Column: ODS(C18), 5 um

7°EI7°5]EI—)I/ ﬁg%-ﬁ Column size: 4.6x150 mm

ﬂ Mobile phase:
CH5CN/25 mM U B&#EENR pH 7
(30/70)

Flow rate: 1 mL/min

N: IBEsmESE

Temp: 40C
Inj.vol.: 1 pL
N=12000 Sample: J0735./0-JL(50 mg/L)

CH,

L-column2 ODS

~—

A
ODSH5 A j LN=96OO YW e
N~ JoJ35/0-)b
| . | ! | . | ! | pKa 79.45

2 4 6 8 10

PEBEEETES S ) -V EDS2EZZ T PIRD, h5 LADEHNE
UP9L (IVRFrwETORUEUHINDND)
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CERI

SEEMB DA A IOY NI 5T4—

min

[Analytical conditions]
Column : L-column2 ODS
4.6x150 mm (C18, 5um)

Mobile phase :
A CH5CN/20 mM H5PO, (30/70)
B CH;CN/20 mM H5PO,

+10 mM C5H,;SOsNa(30/70)
Flow rate : 1 mL/min
Temp. : 40°C
Inj.vol. : 1 pL
Sample : N>

JUR7 S EZD LG A A I IR (CLDIRFRELERE ARFT SN

N=3136 N=10826
) I
A L
| | | | |
0 2 4 8 10
=5
953
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SEEMBOT-UIBEIESR

CERI

-i'-_____-_

1. T=U2J0EINDIKWITLAZERT?
2. BREFEII)-IIERBRINMBBEERULRVEDICTS

VFT=IIBI( T AR EAE)
mEZECID
AAXT AR ZERHTD

CTERZNJLBRY ) =)UEETS
193
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ENTBRICXSY ) — )V e {ER:

CERI

>5)-=)| %I/E\ [ Analytical conditions ]

- . Column: L-column ODS, 5 pm
7: |\U7°9:U> ﬁgllﬁﬁ Column size: 4.6x150 mm

S: IUXANI—1RER

| $=1.174 | L

Flow rate: 1 mL/min

Temp: 40°C

Detection: 225 nm

Inj.vol.: 1 pL

Sample: 7=NMJFU>(in CH;CN)

CH,OH
/25 mMU> B EENR pH 7 (80/20)

.

$=1.972

CH-CN
/25 mMU> B ENR pH 7 (55/45)

6 8 10 12

14 min

>3 /- EAF)

X9 )~ WBETES 5~ WK TAEE T I, ISR IR
ITER 2L, DS LEEF LR TS
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7 >FT=U ) RIDERE

CERI

>5)-) =51k [ Analytical conditions ]
— e Column: L-column ODS, 5 um
jl:ljjj_)l/ ﬁglﬁﬁ Column size: 4.6x150 mm

S: IUXANI—1RER

Flow rate: 1 mL/min
Temp: 40°C
Sample: JO0J5./-)L

CH,CN/20 mMUZE% +5 mM NIFIL 7>

$=1.092 I\ (30/70)

CH,CN/20 mMU> %
§$=1.212 I (30/70)
0 | 5 10 | 15

7./ =)L EAHBAF)

NV FENRFS S - IVEkEE I 3128, IBE MBIk FES
AN TERRL)

LI, B35 0% E

J{EURCTIERS R0, TIAENERD
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CERI

mEZEID

Si3y=1.117
s

69°C ]\ 1
N
4Q_°C U\ n]\ S3)=1.458
390(: I JLel,z } 3 5(3)=1.656
2
20°C 1 3 53=1.806
0 | 10 | 20

[ Analytical conditions ]
Column: L-column2 ODS, 3 um
Column size: 4.6x150 mm
Mobile phase: CH;CH
/25 mM Phosphate buffer pH 7 (35/65)
Flow rate: 1 mL/min
Sample:
1. 80FteF>
2. 290735
3. IAFXEF>

. O‘@*CQ
3. INAFEF>

S: IUXANI—1RER

mENERIE, BEEMELRFES S/ -V OR ORI ERED
ERD, TSI HeEIND
IU B LADMAEE T I35
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1.3 &

—
e -

FAZ
STEAEDIENTRED L REE-TRARODE/LDHEN
» IS LHAX
AENMACRBEEFEA =N TS
» A—-NI>TS5-DOEBIRME
(E5DZEDDRUVFEAZEZIES
SIS R
BHOBEIERMEZ 2EE - IAZIRDE(L TS
FILE DB IR SR ENE(OEVFERRZ HENSD

CERI
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CERI

5

FAZEENTLATAX

——

jJEAU"( Z@Eb\(:cj:éfil%tiigﬁ Q’yk [ Analytical conditions ]

IR OEBE

100%

90%

50%

Column: L-column ODS, 5 um

| Column size: 150 mm L.

>4
PIE4.6 mm Mobile phase:

CH4CN/H,0 (60/40)
MW1E3.0 mm Sample:
FIO9L>
(1 mg/L in CH5CN)

JTFEA=Z(UL)

RENNESNEEFAEICSOTHEREREINGE TS
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AL BR R DB AR LR

[ Analytical conditions ]

— 3K Column: L-column ODS, 5
)UJJ )l/tt_'_ Cglﬂm?\ sizg? ;r.nlnx 150 mnhJm
0]
20% Mobile phase:
CH50H/H,0 (55/45)
A 60% Inj.vol: 100 pL
Sample:
L_/¥ LO 17b-IANIZA-)
/0% (1 pg/mL)
o
5

20% SRR

'10""1|5"' 20 PN
B A AR T 30T M S ADZAL X9 ) -V OEIEZZAE

BRAEREZENSVEE - IRARNERS
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AR DA R

-i'-_____-_

BHEAE100%EANEE KOLEROZVEREBTR

40 )

) )

I\ FiEh RIS ATLA

ah ¢ —BiRfacnd

> SEAZE( FBEPREICHBEO!

(&

> SRHBIEEOEAR IR ENMBERIUMERKICT S

H

TOBGRETS
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NSO 1—F4>7

CERI

—., -

1. PHHHPLCIOATICHIF DAYy REFE
2. NSO a—-F4>4
2.1 150
2.2 h3LD351E
2.3 j]?lA@/%/ﬁ‘ﬁ/f
2.4 REFFEIOZEAL
2.5 E—-VmEEOZAL
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CERI

2.1 1RO

—., - —

RENR(1R) 2 ERI 3 BERIEENTVEIEMIE I3

N1E4.6 mmOh3AICTER X
—RNJ)LI25 mMYUS BEsE R e
pH 7 (80/20)Z230 mLIX& 9
BDENTLESIIN20% EFR

T R=NUIL/25 mMUSBSEERPH 7
#£(75/25). (80/20)

IRDIOREEFLERE MBI E
— BHERIEERE. T35 M. 3 LRTHA,
I THERAEDES
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WA INOEX ¢

CERI

_— =

A= ES

A

> ERMERRENEICLDEEREOREE — =5/ —ILEDER

> VIV EIHEICL DB DIERE — I FOFEE
> IEBIERDREDEIE > SHEMk D CRIOEE/ER

EEDNE

N

> AT A BEIE, SRRSO HEENTYIDIKE

—> 5 L0ED LR
> RRENRREDIEONTE = hZLAED EH

> RERENZAEPES LR ETOX®K — A FOFES

,ﬂ]]H+

o LD 6ZFR<ICE
— BEMEODEHREL. 218, H—Rh3AL-TUHZLT/IA—
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D3 LDBAE pHocoEHAE SRS

o

CERI

- XA )—=)VEEER(50% vs 10%) - SFE(40°C vs 25%C)
o CH3OH/ ﬁxﬂﬁgﬁﬁgﬁi‘}fﬁ (10/90) ® 40°C
105 A CH,OH/ RUE&#E®E®R (50/50) H 105 m25C {
) [ ] [ [ ]
100 &< 100 —
—~ A s \ ™ [ ]
o 95 /\3 95
N \ > \
-|§i-|- ¢ B ¢
# 90 i 90
g 85 —— [Durability test conditions] — g 85 |— [Durability test conditions] —
Column: L-column2 ODS, 5um Column: L-column2 ODS , 5um
Column size: 4.6x150 mm | Column size: 4.6x150 mm ]
80 Flow rate: 1 mL/min 80 Mobile phase :
Temp.: 40C CH5;0H/ 20 mM RUBEFEEDR pH 9.0
75 75 | (10/90) _ |
Flow rate: 1 mL/min
70 70
0 100 200 300 400 500 0 100 200 300 400 500
BFfElCh) ¥R (h)

BEEERIEEMEV CBEMEV = SBELPIL
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AZLDIET] L5

CERI

_— =

TEAR: WS LAEN ERU. E=JEINHFE
H>L: L-column2 ODS ,3 um
L84 X: 4.6x150 mm
{EFREART: 2~3:18fE (3008FELAA)

BENE: 7N/ EEEELR(pH 6.5) TSI
A EEmRE
SEAE: 5~10 pl

48



JASIS 2013 #i%itiERiAs

—

— -

IR

N(4y=7000
P=17.5 MPa

VI TAUN

t_UbL

oli8UIC

IR

Al:

: NS LDA

£ EFDIR

RE L2

N4y=

8500

P=17.0 MPa

L

(7

A& ?

J4) 3 —3Hatg

N4= 17000
P=13.0 MPa

o

CERI

_

N: IEEmEREN

LSRRI

Q3K ? ZENEEBR ?

NEINEREL. IS LNSEUE

DT> RI1wNRDIINA—ZZZIRT BDE. BT LTFEE
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BENMHDZ1L

CERI

-i'-_____-_

Btz

LS

> DB A ANKRERD - BHAR

U2 e (FEEIR)

> 5

IR S

RS
> BPMERLRENENS - SRR

=L, D5 L0%55F5E5 > BHAR
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CERI

NS LDLREE

A EY2 (Naphthalene) D#EFEE (%)

KB

100

80

60

40

20

[y - - ee s B S
- '. : "o ag e * . @ . T

_". ® * L-column JUh3ALJ4I9— |

R TFLHT LTI~

S B I 1 0y 70 20 | P e xR S

1 1 1 1 1 | 1 |
0 1000 2000 3000 4000
SEBEADE (D)

[ Analytical conditions ]
Column: L-column2 ODS, 2 uym; Column size: 2.1x100 mm

BILE=(RT )

FILF—=(F w27
#E; 7> L X, PEEK

ME AT VLR

7 1 I —
ME; s LA
(05um,20mm1D.)
AT LA, PTFE

#30mm ‘

L-column 7L hS LT74IL3—

Mobile Phase: CH;CN/H,O (60/40); Flow rate: 0.4 mL/min; Temp. 40°C; Detection: UV 254 nm;

Inj.vol: 0.5 yL; Sample: 77451~

TUNS LI —DEEICEDNTLDFNE LTS
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L-column JLH3LJ4)57—DF&EiE

DTN LICESRE
AN
" Chp g ) ™
BlifXo)mm|=c
1/16”0.D. -
PR S Cat.No.653002 prem
‘ Cat.No.653004 AL
UPLC*547 | |

> SIS > HEICHERL
> JOLI—DHIRFTRE — EIZNTREFH
> $E54 TOEH — UPLCIEBNBIA—5— TIEHA

ERI
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NS L2 RIF5IEAHICE

CERI

e —

FAERIDS L2 MR S ({EFHVE

A

)

> N5 LREZECT D

> BEIHOPHESE 7 IILAVELDBEZIEN R
> BIHOBBEERIEEZEIS
> FREROREZE BERIDBERIERN

A DANBEIE ANV YIEEREH))

> BEEPE 5189 D
> SEASERD SRS

> EEANICHS LRI D

» FBENBIICEDICHFATETS (UF(CUBEREENR)
» H—ROSLADTVUNT LTINS —%2{ERATS
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CERI
2.3 W3 LDFEGE
Ehwl: {FRUCEEINR X5 )-)V/\)> =R (20/80)
h3L L-column2 ODS, 4.6x150 mm

1. IEFZHWBRVCAZENE : X5/)-)V/7K 20/80
2. BHBEEROREZ EIZENME X9)-)V/7K 60/40
3. BHEE100%0 % EH : X5./)-)1/7K 100/0

» WS LAB=D20BFEDETHFEI3(1 mL/minie5#93053)

> IEZATHIERN

» BB EORMYNZ2Z<EORPDIZEE. THFCHRFEITD

» L-column SV—-XDHBE. IS LA ZFEETHRFIDEEBRN(Z
2083 LLLG4)
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CERI

2.4 RIFREOZE1L

"'--—_-_._ ——

X525
@EQE%FFODEEE?& M. fs@ﬁﬁ%ﬂﬁk\ ,mr

OENOEH: DN BERDBE T
TIRE. FIol /L THe® | QNS LS
| | it
151
o3ogs =] = 230z

SESHRY S EeE T
. — — >
-Tryéjﬂﬁ @7 J— 73(/0)|E|/m11‘50) BETy

©BEE: B, pHOHR, fig | SormEEdEm+10C

LAk
@Y 23> I F - A

>l
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(o] - T1T== 73— CERI
2.5 E-7JmaEDZE1L
YT T5E:
Y T OREDBEL
+43 (BT
Sik SRR pigc] IREUBVNSANZEE
| .
DDDDD jJaA
S T
SV X% EesE T
LI i SRR B EL
BOBB20IT S/NHVINE()
S SHOSE
SoER. BRE0EE
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. . CERI
NAIN—H—EADTENAN

. =
— = e s

T%ﬂjh
» L-column2 XUG-column ZXIS5RIC, BB ARIICERAR2N A M.
PO EEZ T CENTEET

R—=—INR=SDTENA
> VNI =23 EMENRE, RIOEIREZ/ELUTVET
» IR—LR—=TJF7RLUX http://www.cerij.or.jp

DT EADE T
» L-column 3Y—X. G-column Z{ERALTW3 A5
> c_ﬂb‘bL column =X, G-column Z{EHIEEZTLND S
BT
A=)l chromato@ceri.jp Es&E{\ZF 0480-37-2601

57



	タイトル
	1.　逆相HPLC分析におけるメソッド開発
	1.1　カラム
	1.2　移動相
	1.3　試料

	2.　トラブルシューティング
	2.1　塩の析出
	2.2　カラムの劣化
	2.3　カラムの洗浄方法
	2.4　保持時間の変化
	2.5　ピーク形状の変化

	ご案内

